The title compound was obtained in good crystalline yield by adding 2.8 gKOH (0.05 mol) and 2.4 ml (0.0286 mol) H 2 edt (edt= ethane-1,2-dithiolate) to asolution of 0.6 g(0.0025 mol) NiCl 2 · 6H 2Oin10mlwater. After stirring for one hour2.26 g(0.005 mol) of Ph 4PBr are added. The red precipitate is dried and the title phase obtained by recrystallization fromacetonitrile solution.
Source of material
The title compound was obtained in good crystalline yield by adding 2.8 gKOH (0.05 mol) and 2.4 ml (0.0286 mol) H 2 edt (edt= ethane-1,2-dithiolate) to asolution of 0.6 g(0.0025 mol) NiCl 2 · 6H 2Oin10mlwater. After stirring for one hour2.26 g(0.005 mol) of Ph 4PBr are added. The red precipitate is dried and the title phase obtained by recrystallization fromacetonitrile solution.
Experimental details
Hydrogen atoms (except those attached to the Satoms of the solvent H 2 edt molecule) were calculated on idealized positions with C-H distancesof0.97 Å (alkyl C-H) and 0.93 Å (aryl C-H). All Hatoms were assigned isotropic displacement parameters of U iso(H) =1.2Ueq(C). The positions of the sulfur bonded Hatoms of the non-coordinated H 2edt molecule were located from Fourier difference maps and refined with isotropic displacement parameters.
Discussion
Synthetic nickel-thiolate complexes have been studied extensively due to their importance as model compounds for the centers of [NiFe] hydrogenase enzymes [1] [2] [3] . Homoleptic nickel complexes with aliphatic thiolatel igands usually have as quare-planar arrangement of four Satoms around nickel. These units show astrong tendencytofuse along common edges to form larger polynuclear phases [4, 5] . The structure of the title phase consists of [Ni 3 (SCH 2 CH 2 S) 4 [6, 7] . It can be describedastwo [Ni 2 (edt) 2 ]square-planar units,which further coordinate to Ni1. The Ni1 atom is located on an inversion center. Thereby the metal part of the structure is linear. As in the complex unit of the H 2 edtfree structure the average Ni-S distance around the two identical Ni2 atoms, whichare coordinated by two m 2-and two apical Satoms is slightly shorter (2.176 Å)than that around Ni1 (2.203 Å), which is coordinated by four bridging Satoms. Also, the Ni-Ni separation of 2.8567(8) Å resembles closely that found in the H2edt-free structure(2.856(1) Å). The incorporation of free, noncoordinating H 2edt molecules in crystals of the title phase seems to be possible through the fact, that acidicsolutions withaslight excess of H 2 edt wereused in the synthesis. 
